“The fine graduation procedures were workcd out for the determination of the dependen-
«ce of MM of a polymer on the elution volume taking into account the effect of broa-
.dening of the frent of eluate on indications of these detectors. The model analysis of
.errors in the determination of MMD functions and MM of polymers related with the
‘negligation ‘of instrumental broadening was accomplished. The possibilities to apply
ithe continuous absolute detectors to the determination of MMD of branched polymers
from the GPC data were studied.

VIR 541.64:536.7

‘0 BO3MORHOCTH HCHOJB3OBAHMA HHTEPCDEPEHII]?IOHHOI‘O
MHKPOMETOJA UIA MOCTPOEHUA THATMPAMM ®A30BOT'0 COCTOAHNA
CHCTEM TOJHUMEP — KPUCTAJUIN3YIOINUUCA NJIACTAOHARATOP

Loaosun B. A., Tommenyes 0. M., Epwos C. M., Temuenro M. .

OnmcaHa METONHKA M TIPHBEJeHBl Pe3yJabTAaThl, HMOATBeP;KAAII{HE BO3-
MOKHOCTb HMCHONB30BARUA HHTeP()EPeHNUOHHOTO MAKPOMETORA s oIpeje-
JeHAA PACTBOPUMOCTH B IOJMMEpPaX KPHCTANIHIYOIAXCA MIacTHOUKATOPOB
Apu TeMoepaTypax Hue TeMOepaTyPH MIaBleHHA MIACTEQUKATOPA.

B mocienuee BpeMa HHTepdepeHNMOHHBIA MHKDOMETOX MHOIYZHI IMHPOKOe pacumpo-
WTpaHeHHe AJMA HCCAeJOBAHAA aMOp(HOrO paccIOeHAs B CACTEMAX HOJAMEP ~ MIACTH-
«urarop [1]. B TO sKe BpeMs STOT MeTOf MOKeT OBITH HCIOJB30BAH IS HCCIACKOBAHMA

a30BBIX PABHOBECHH KPUCTANIHYECKOTO THIA.

B nmTepaType OLUMCAaHHI MOOBITKY HCIOJL30BAHHA HETEpQEpPeHNHOHHOI0 MHKPOMETOAA
AAA ACCAefi0BAaHHA (Aa30BEIX PABHOBECHII DU KPUCTAIM3AUMA cONeil M3 BOJHBIX PacTBO-
poB [2], A wero B HM3MEPHTENBHYI A4YGHKY MOMEINAIH MOHOKPHCTAMLI HCCIENYyeMOro
BEIIECTBA, I7le OH BCTYUAJ B KOHTAKT € DPACTBOPAMH pasAMYHON XoHHeHTpanud, Cyme-
CTBEHHEIM OTpAaHUTEHUEM JAHHOH METORUKA ABAAECTCA TO, UTO MAJIA IPEROTBPALIEHANA
00BeMHON KPHECTANIM3AIMM B PacTBOpe MHCCIeOBAHUA HeoGXONEMO MpPOBOAHTH HpH
CpaBHATENHLEO HeGOJNBMEX CcTeMeHAX NepeoxdakgeHusa. HpoMe Toro, ompefeleHHYIO
TPYAHOCTH HpeNcTaBiAAEeT o0ecrmedeHNe KOHTAKTa MEEJY TPaHAMH MOHOKDPHCTANNAA W IIO-
BEPXHOCTAMHE HOJXYIPO3PAYHBIX CTEKOJ.

B cBA3m ¢ TeM, UTO B NIPUCYTCTBAM KPHUCTANIa B TOMOTEHHBIX MePEOXJaRAeHHBIX
IONEMEPHBIX PAacTBOpaX, Kak ImpaBuio, Habmogaerca OsicTpoe pacmpoctpameHme (PpoHTA
KPHCTLIH3AOAM B 00beMe, OTrpaHMUMBAOHICe BO3MOMKHOCTD HCCIEJOBAHHUSA KHUHETHKH
IIpoIecca YCTAHOBICGHUA TPAHMYHON KOHIEHTDALHH, HCCACKOBAHHA IENeco00pasHo mpo-
BOJAHATH, MCIOJIb3YA HeNPepHBEYID 00JaCTh pPACTBOPOB HEPEMEHHOr0 cOCTaBa. B aToM
CcIydYae KPHCTALIN3arNusd NIacTHEPHUKATODA BO3MOKHA U OyAeT HAGNIOKATHCA TONBKO B
©6IacTE pacTBOPOB, MEPECHIMEHHMX HpH XAHHOH TeMmepaType, a KOHIEHTpaUdA Ha Ipa-
Hule pasfela MexAy oOacTsio pacTBOpoB miIacTudHKaTopa B MOAEMepe M ABYx(asHoi
©0nacThio, cofep:Kamiell KpPHCTAIEL DIACTH(HKATOPA, NOMKHA COOTBETCTBOBATH DPABHO-
BeCHOI PACTBOPHMOCTH KPHCTAJIMYECKOTO OiacTH(dHKATOpa B MOJEMepe UpH AaHHOM
“TeMmeparype.

B 310t cBA3M LeNs RaHHEOH paGoTH — H3YYeHHE BO3MOMKHOCTH HCHOJL30BAHHA MH-
TepepeHINOANOr0 MEKPOMETORA A HCCIEMOBAHMA KPHCTALAMYECKOro pPACCIOEHAS M
UCCHeNOBAHHEA ¢ ero NOMOIILI0 DPOIeCCa YCTAHOBJIGHHA TPAEEYHON KOHNEHTPAUHA B
“Xofie KPHCTAMIH3ANUN NIACTAPHKATOpa B OIAACTHPHIEPOBAHHEIX CHCTEMAaX IepeMEeHHO-
TO COCTaBa.

Hcenenoramms mposogmiam Ha cucreMe 2.4-mummTporonyon (JHT) — CKH-26-1 (6y-
TaAHeHHATPHALHEIE KapOOKCHIMPOBAHHHIA Kaydyk ¢ copep:kamuem rpyoo COOH 1%,
M,=4-10%). Imacrrduratop ouAmaim ABYKPATHON HEPeKPHECTAJAM3AIHAEH H3 CIOHPTA;
ero Tp =343 K. '

OnmcaEde SKCUepAMeHTANHHON YCTaHOBKM M MeTOAHKa o6cdera mnrrepdeporpamMm
npuBenesHl B pabote [3].

B ‘cooTBercTBEA ¢ BEINIEH3JI0KE€HHEIM TPeABAPHTENbHO HPOBORUNH COBMEIIEHHE KOM-
‘TIOHEHTOB B HHTepdepeHLUOHHOR gdeiine mpm T>Typ, mEgEBEAyadsHOro JHT, uro
H03BONANO HOJYYUTh HENPEPHBEYI0 OOJNAcTh PACTBOPOB IIEPEeMEHHOTO COCTaBa C KOHIEH-
‘Tpanueit ot amerore JHT ae wmcroro mommmepa. Ilomydenmsrit ofpazer) oxiaskgaam Ao
BEIOpaEHOt TemmepaTyper mccunepoBanus (T<Ty,), mockte Yero BBeJeHHEM 3aTPAaBKA B
30HY NEPEOXNaJeHHOr0 MIACTUHKATOPA HHHIAHPOBAIM Hpouece KpHcraiaasauud. Ilpu
-OTOM MIPOHCXOHHIA KPHCTAAIH3anHA IIacTAQHKATOpa, HAXOAAMErocs KaK BHe, TAK H
BHYTpH 06JIacTH PacTBOPOB MEPEMEHHOTO COCTaBA.

+ T'ng mnactmduxatopa B cucremax CKH-26-1 — THT ompefenain ¢ IOMOIMBI0 METOHA
JupdepennumansHoll craHApYlomell KaNIOpEMETpUM [4] TpH CKOPOCTAX HArpeBAHHA
1,5 rpan/mMus.

Ilomy4ennble 10 OOUCAHEOM METOQHKEe KpHUBEE pacOpefeleHus KOHIEHTPAAN
mIacTuUKATOpa B 30He KOHTAKTa IUIACTE(QHIUPOBAHHOTO mojiuMepa ¢ AByxdasHoil
«00acTrio, copepRaIneit KpUCTAIL THIacTH(HKATOPA, MpEBeAeHHI HA puc. 1. .
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Puc. 1. KpnBole pacmpeeNieRusa KOHIGATpALMH uaacTAQuKaTopa ¢s(X) B 30HE KOHTAKTE:

naacTuQHNUPOBAHHOrG HoduMepa ¢ AByxdrasHoii 06IacThiO, COHNEpKALNEH KpPHCTALIEL

nnacrugrraropa, mpg 35 (I-3) u 60° (4-6). IpomOIKHTENbHOCTh KPUCTALIH3ALHH
1 (I, 49,24 (2), 50 (3), 5 (5), 57 Mun (6)

Puc. 2. ComocraBnenme Kpussix Jauksugyca B cucreMe CHH-26-1 — IHT, mony9eHHBIX
zETepPepeRNAOHHEEIM MUKDOMeTOdoM (I) m MeTogom ATA (2)

MyHMMadpHO BO3MOMKHOE IO YCIHOBHAM ODKCIEPHMEHTA BpeMs, KOTAA YAABANOCh-
H3MEPHTh pacmpefielieHue KOHLEHTpAanuH mIacTH@UKATOpa IMOcHe BHECEHMA KpPHCTALNH-
9eCKoil 3aTPaBKH, COCTABIANO ~1 Mmum. Ilpum gadpHeidmmeM TePMOCTATHPOBAHHHA HPOHCXO-
RUT IepeHOC HaacTHHKaTOpa u3 ABYyxdasHoit o6xacTu B obfacth WIacTuPEOEPORAHHOTO
moaAMepa MEpeMEeHHOro COCTaBa. Hark BHAHO H3 IpPeACTABJCHHBIX MAaHHBIX, Ha IpPaHHLeE
unac'rn(guunposannoro moauMepa ¢ AByxgasHoii 061acTb0 HpU MOBEIMEHHBIX TeMIIEpa--
Typax OBICTPO YCTAHABIMBAETCH MNOCTOAHHAA KOHIEHTpamua miacTuHKATOpa, HE Me-
HAIOMAasascA OpA JalbHeHIeM TepMOCTATHPORAHNM,

C mommkeHHmeM TeMIepaTypol TpeGyeTca HEKOTOpoe BpeMs NI YCTAHOBJNEHHSA PABHO--
BeCHOI TPAHAYHON KOHUEHETPALHH.

Ilo wmpenmaraemoif MeTORMKe OIpeHeNeHEl 3HAYEHUA DACTBOPHMOCTH KPHCTAJLIA3YIO~
merocA IMACTUPRKATOpA OPU pPasiM4HbIX TeMmepaTypax. Ha pue. 2 CONOCTABIGHBI MO~
JIy9eHHble DPe3yIbTATH CO 3HAUYGHHAMU pPaBHOBeCHBIX Iy;, monydeHHBIX MertomoM [ATA;
BHIHO XOpOINee Coriache pPe3yJAbTaTOR ARYX MeTofoB. Pacxoskienwe B HafifleHHHIX 3Ha-
9eHHAX PACTBOPHMOCTH He mpeBhiniaerT 2%, 4To HO3BOJAAET PEKOMEHAOBATH mHTepdepen-
OUOHERIH MEKDPOMETOR IJf ONpeleleHAS pAaCTBOPHMOCTH hAacTHdHKATOpa B mOIHMEpE
upn T <Ty, naacTadHKaTOpa.

CymecTBeHHBIM NPEHMYINECTBOM METOAAa SABJAETCA BO3MOMHOCTE NOXYYeHHS [pH
CTYNeRYaTOM MNOHMMKEeHAHM TeMIOepPaTypH BCedl KpHBOH JHKBAJYCA B XOAE OFHOTO-
aKCHepHMEHTA.
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MockoBekmil XUMURO-TEXHOMOTHISCKAR Hoctynmia B peraxmuio
maeruryt oM. JI. U. Mengeneena 5.1.1982

ON THE POSSIBILITY TO USE THE INTERFERENCE MICROMETHOD
FOR DRAWING OF PHASE DIAGRAMS '
OF POLYMER — CRYSTALLIZABLE PLASTICIZER SYSTEMS

Golovin V. A.; Lotmentsev Yu.M., Yershov S. M., Demchenko M. D.
Summary

The technique is described and results are discussed confirming the possibility to
use the interference micromethod for the determination of solubility in polymers of
crystallizable plasticizers at temperatures bhelow the melting point of a plasticizer.

444



